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| NTRODUCTI ON

Scope and Applicability

This SOP offers detail ed guidance in evaluating | aboratory data genere
according to "SWB46- Met hod 8270C"' Decenber, 1996. Method 8270 is used to
determ ne the concentration of sem volatile organic conmpounds in extracts
prepared from many types of solid waste matrices, soils, air sanmpling nedi:¢
wat er sanpl es. The validati on methods and actions discussed in this documer
are based on the requirenents set forth in the "USEPA Contract Laboratory
Program Nati onal Functional Guidelines for Organic Data Review " October 1¢
Thi s docunent covers technical problens specific to each fraction and sanpl
matri x; however, situations nay arise where data limtations nust be asses:t
based on the reviewer's professional judgenent.

Sunmary of Met hod

To ensure a thorough evaluation of each result in a data case, the
reviewer nust conplete the checklist within this SOP, answering specific
guestions while perform ng the prescribed "ACTIONS" in each section.
Qualifiers (or flags) are applied to questionable or unusable results as
instructed. The data qualifiers discussed in this docunent are defined on
4.

The reviewer nust prepare a detailed data assessnent to be submtted ¢
with the conpleted SOP checklist. The Data Assessnent nust |ist all data
qual i fications, reasons for qualifications, instances of m ssing data and
contract non-conpliance.

Revi ewer Qualifications

Data revi ewers nmust possess a wor ki ng know edge of SWB46 Anal yti cal
Met hod 8270C.
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DEFI NI TI ONS

Acronyns

BNA - base neutral acid(another name for Semi Vol atil es)
CLP - Contract Laboratory Program

CRQL - Contract Required Quantitation Limt
% - percent difference

DCB -decachl or obi phenyl

DDD - dichl orodi phenyl di chl or oet hane

DDE - dichl orodi phenyl et hane

DDT - dichl orodi phenyltrichl oroet hane

DoC - Date of Collection

GC - gas chronmat ography

GC/ ECD - gas chromat ograph/ el ectron capture detector
GC/ Ms - gas chromat ograph/ mass spectrometer
GPC - gel perneation chromatography

IS - internal standard

kg - kil ogram

Mg - m crogram

M5 - matrix spike

MSD - matrix spi ke duplicate

R- liter

m- milliliter

PCB - Pol ychl ori nated bi phenyl

PE - performance eval uation

PEM - Performance Eval uation M xture

QC - quality contro

RAS - Routine Anal ytical Services

RIC - reconstructed i on chromat ogram

RPD - relative percent difference

RRF - relative response factor

RRF - average relative response factor (frominitial calibration)
RRT - relative retention tine

RSD - relative standard deviation

RT - retention tine

RSCC - Regi onal Sanple Control Center

SDG - sanpl e delivery group

SMC - system nonitoring conmpound

SOP - standard operating procedure

SOW - Statenent of Work

SVOA - semvolatile organic acid

TCL - Target Conpound Li st
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TCLP - Toxicity Characteristics Leachate Procedure
TCX -tetrachl oro-m xyl ene

TIC - tentatively identified conpound

TOPO - Task Order Project Oficer

TPO - Technical Project O ficer

VOA - Vol atile organic

VTSR - Validated Tinme of Sanple Recei pt

Data Qualifiers

U - The anal yte was anal yzed for, but was not detected above the repo
sanple quantitation limt.

J - The anal yte was positively identified; the associated nunerical v
is the approxi mate concentration of the analyte in the sanple.

N - The anal ysis indicates the presence of an analyte for which there
presunptive evidence to make a "tentative identification."

NJ - The analysis indicates the presence of an analyte that has been
"tentatively identified" and the associ ated nunerical val ue
represents its approximate concentrati on.

uJ - The anal yte was not detected above the reported sanple quantitati
limt. However, the reported quantitation limt is approximte a
may or may not represent the actual limt of quantitation necessa

to accurately and precisely neasure the analyte in the sanple.

R - The sanple results are rejected due to serious deficiencies in th
ability to analyze the sanple and neet quality control criteria.
presence or absence of the anal yte cannot be verified.

LAB QUALI FI ERS:

D - The positive value is the result of an analysis at a secondary
dilution factor.

B - The analyte is present in the associated nethod blank as well as
the sanple. This qualifier has a different nmeani ng when validatin
i norgani ¢ dat a.

E - The concentration of this anal yte exceeds the calibration range o
the instrunment.
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A - I ndi cates a Tentatively ldentified Conmpound (TIC) is a suspected
adol - condensati on product.

XY, Z- Laboratory defined flags. The data revi ewer nmust change these
qualifiers during validation so that the data user nay
understand their inpact on the data.

l. PACKAGE COWMPLETENESS AND DELI VERABLES

CASE NUMBER: LAB:

SI TE NAME:

1.0 Data Conpl eteness and Deli ver abl es

1.1 Has all data been submtted in CLP deliverable
f or mt ? Lr .

ACTI ON: If not, note the effect on review of the data
in the data assessnent narrative.

2.0 Cover lLetter, SDG Narrative

2.1 |Is a laboratory narrative or cover letter
present ? [ ]

2.2 Are case nunber and SDG nunber(s) contai ned
in the narrative or cover letter? I

1. SEM VOLATI LE ANALYSES

- 5 -
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1.

Traffic Reports and Laboratory Narrative

1.1 Are the Traffic Report Forns present for all
[ ]

sanpl es?
ACTI ON: I f no, contact |ab for replacenment of m ssing
or illegible copies.
1.2 Do the Traffic Reports or Lab Narrative indicate any
problenms with sanple receipt, condition of sanpl es,
anal yti cal problens or special notations
affecting the quality of the data? L1
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ACTI ON: | f any sanple analyzed as a soil, other than
TCLP, contains 50% 90% water, all data shoul d
be flagged as estimated ("J"). If a soil
sanpl e, other than TCLP, contains nore than 90%
water, all data should be qualified as unusable

(R).

ACTI ON: | f sanples were not iced, or if the ice was
melted upon arrival at the | aboratory and the
cool er tenperature was el evated (10°C), flag al
positive results "J" and all non-detects "UJ".

2.0 Holding Tines

2.1 Have any sem volatile technical holding tines,
determ ned from date of collection to date of
extraction, been exceeded? [ 1]

Conti nuous extraction of water sanples for

sem volatile analysis nmust be started within 7
days of the date of collection. Soil/sedinment
sanpl es nust be extracted within 14 days of

coll ection. Extracts nust be analyzed within
40 days of the date of extraction.

Tabl e of Holding Tinme Violations

(See Traffic Report)
Sanpl e Sampl e Date Dat e Lab Dat e Dat e
| D Matri x  Sanpl ed Recei ved Extract ed Anal yzed
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3.

0

ACTI ON: If technical holding times are exceeded, flag

all positive results as estimated ("J") and
sanple quantitation limts as estimated ("UJ"),
and docunent in the narrative that hol di ng

ti mes were exceeded.

| f anal yses were done nore than 14 days beyond
hol ding tine, either on the first analysis or
upon re analysis, the reviewer nust use

pr of essi onal judgenent to determ ne the
reliability of the data and the effects of
addi ti onal storage on the sanple results. At a
m nimum all results should be qualified "J",
but the reviewer nmay determ ne that non-detect
data are unusable ("R"). If holding tinmes are
exceeded by nore than 28 days, all non-detect
data are unusable (R)

Surrogate Recovery (Forml1)

A

3.1 Have the sem volatile surrogate recoveries been listed
on CLP Surrogate Recovery forns (Formll) for each of
the follow ng matri ces:

a. Low Wat er [ 1]
b. Low Med Soi | [ 1]

3.2 If so, are all the sanples |listed on the appropri ate
Surrogate Recovery Summary forns for each matri x:
a. Low Wat er [ 1]

b. Low Med Soi | [ 1]

ACTI ON: | f CLP deliverables or equivalent are

unavai | abl e, docunent the effect(s) in data

-9 -
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A

assessnents. In sone cases the |ab may have to
be contacted to obtain the data necessary to
conplete the validation.

3.3 Were outliers marked correctly with an asterisk? [ ]
ACTI ON: Circle all outliers in red.

Were two or nore base neutral OR acid surrogate
recoveries out of specification for any sanple or

met hod bl ank []
| f yes, were sanples re-analyzed? [ ]
Were net hod bl anks re-anal yzed? [ ]

ACTI ON: If all surrogate recoveries are > 10% but two

within the base-neutral or acid fraction do not
meet met hod specifications, for the affected
fraction only (i.e. either base-neutral or acid

conpounds) :
1. Flag all positive results as estinmated
(ll\]ll).
2. Flag all non-detects as estimted detection limts

("UJ") when recoveries are less than the | ower
acceptance limt.

3. If recoveries are greater than the upper acceptance
l[imt, do not qualify non-detects.

| f any base-neutral or acid surrogate has a
recovery of < 10%

1. Positive results for the fraction with < 10%
surrogate recovery are qualified with "J".

2. Non-detects for that fraction should be
qualified as unusable ("R").

- 10 -
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NOTE: Pr of essi onal judgenent should be used to
gqual ify data that have nmethod bl ank surrogate
recoveries out of specification in both
original and reanal yses.

3.5 Are there any transcription/calculation errors
bet ween raw data and Form11? [ ]

ACTI ON: If large errors exist, call lab for
expl anati on/resubm ttal, nake any
necessary corrections and docunent
effect in data assessnents.

4.0 Mtrix Spikes (Forml1l11)

4.1 Have the semvolatile Matrix Spi ke and
Matri x Spi ke Duplicate or duplicate unspiked
Sanpl e recoveries been listed on the CLP
Recovery Form (Form111)? [ ]

NOTE: This method may not require a Matrix Spi ke
Duplicate. Lab should submt MS/MSD or MS and
Dupl i cate unspi ked sanple. (see section 8.4. 2,
page 8270C-22)

4.2 Were matrix spi kes analyzed at the required frequency
for each of the following matri ces:

a. Low Wat er []

b. Low Solid []

C. Med Solid []

ACTI ON: If any matrix spi ke data are m ssing, take the
action specified in 3.2 above. It may be

necessary to contact the lab to obtain the
requi red data.
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NOTE: If the data has not been reported on CLP forns,
then the | aboratory nust provide the
i nformati on necessary to evaluate the spike
recoveries in the MS and MSD. The required
data whi ch shoul d have been provided by the | ab
i nclude the anal ytes and concentrati ons used
for spiking, background concentrations of the
spi ked analytes (i.e., concentrations in
unspi ked sanpl e), nethods and equati ons used to
cal culate the QC acceptance criteria for the
spi ked anal ytes, percent recovery data for al
spi ked anal yt es.

The data reviewer nmust verify that all reported
equations and percent recoveries are correct
bef ore proceeding to the next section.

4.3 Were matrix spikes performed at concentration
> 100ug/ L ? [ 1]

4.4 Were any semvolatile spike recoveries outside
L limts (conpare to the values in Table 6,
page 8270C-39 and 40) or Lab’s in-house
generated criteria? [ ]

4.5 Were any RPD's for matrix spike and matri x spi ke
duplicate recoveries outside QC limts? [ ]

ACTI ON: Circle all outliers with red pencil.

ACTI ON: No action is taken on MS/MSD data al one.
However, using professional judgenent, the data
reviewer may use the matrix spike / matrix
spi ke duplicate and duplicate unspiked results
in conjunction with other QC criteria to
determ ne the need for sone qualification of
t he dat a.

4.6 Was a LCS analyzed with each anal ytica
batch? (See section 8.4.3, page 8270C-22) [ ]

- 12 -
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NOTE: When the results of the matrix spi ke anal ysis
indicate a potential problemdue to the sanple
matrix itself, the LCS results are used to
verify that the | aboratory can performthe
analysis in a clean matri x.

4.7 Were any LCS recovery outside the interim
acceptance criteria of 70 - 130% or outside
| ab’ s in-house generated limts? [ ]

A

Bl anks (Form V)

5.1 Is the Method Blank Summary (Form V) present? [ ]

5.2 Frequency of Analysis:

Has a reagent/met hod bl ank anal ysis been reported
per 20 sanples of simlar matrix, or concentration |evel,

and for each extraction
bat ch? [ 1]

5.3 Has a nethod bl ank been anal yzed for each GC/ MS

system used ? [ ]
ACTI ON: | f any met hod bl ank data are m ssing, cal
| ab for explanation/resubmttal. |f not

avai | abl e, use professional judgenment to
determne if the associated sanple data
shoul d be qualified.

5.4 Chromat ography: review the blank raw data - chromat ograns
(RICs), quant reports or data system printouts and
spectr a.

| s the chromat ographic performance (baseline stability)

for each instrunment acceptable for
the sem vol atil es? [ ]
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6.

0

SOP HW 22

ACTI ON: Use professional judgenent to determ ne the

effect on the data.

Cont am nati on

NOTE:

6.1

6.2

Rev. 2

"Wat er bl anks", "drill blanks" and "distilled

wat er bl anks" are validated |ike any other
sanpl e and are not used to qualify the data
not confuse themw th the other QC bl anks
di scussed bel ow

Do any net hod/instrument/reagent bl anks have

. Do

positive
results for target analytes and/or TICs? When applied as

descri bed bel ow, the contani nant concentration in these

bl anks are multiplied by
and corrected for
percent noisture where necessary.

Do any field/rinse/ blanks have positive results
for target analytes and/or TICs (if required,
see paragraph 10 bel ow)?

ACTI ON: Prepare a list of the sanples associ ated

NOTE:

with each of the contam nated bl anks.
(Attach a separate sheet.)

Al field blank results associated to a
particul ar group of sanples (nmay exceed one

[

the sanple dilution factor

]

A

[

]

per

case) nust be used to qualify data. Blanks may
not be qualified because of contam nation in
anot her bl ank. Field blanks nmust be qualified

for outlying surrogates, poor spectra,
i nstrument performance or calibration QC
pr obl ens.

ACTI ON: Foll ow the directions in the table below to

qualify sanple results due to contam nation

Use the |largest value fromall the associated

bl anks. |If gross contam nation exists, al

- 14 -

dat a
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in the associ ated sanples should be qualified
as unusabl e (R

For Common Pht hal at e For O her Contani nants: Acti on:

Esters:

Sanmpl e conc. > CRDL,

but < 10x bl ank result Sanmpl e conc. > CRDL, Flag sanple result with
but < 5x blank result a "y

Sanple conc. is

< CRDL & < 10x bl ank

result Sanple conc. < CRDL & < Report CRDL and qualify
5x bl ank result with a"uU

Sanple conc. > CRDL & >

10x bl ank result
Sanple conc. > CRDL & > No qualification is

5x bl ank result necessary
NOTE: Anal ytes qualified "U'" for blank contam nation
are still considered as hits when qualifying

for calibration criteria.

NOTE: If the | aboratory did not report TIC anal yses,
check the project plans to verify whether or not
It was required. (see section 7.6.2, page 8270C-19)

6.3 Are there field/rinsel/equipnent blanks associ ated
with every sanple? [ ]

ACTI ON: For | ow |l evel sanples, note in data
assessnent that there is no associ ated
field/rinsel/equipment blank. Exception:
sanpl es taken froma drinking water tap
do not have associated field bl anks.

7.0 GC/MS Apparatus and Materials
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YES NO NA
7.1 Did the |ab use the proper gas chromatographic col um
for analysis of sem volatiles by Method 8270C? Check
raw data, instrument |ogs or contact the lab to
det erm ne what type of colum was used. The net hod
requires the use of 30 mx 0.25 mm ID (or 0.32 mMmm 1 D),
silicone-coated, fused silica,
capi |l lary col umm. [ ]
ACTI ON: | f the specified colum, or equivalent, was not

used, docunent the effects in the data
assessnment. Use professional judgenent to
determ ne the acceptability of the data.

GC/ MS | nstrunent Perfornmance Check

8.1 Are the GC/MS Instrunent Performance Check Forns
(Form V) present for decafl uorotriphenyl phosphine (DFTPP) ?[_

1 —

NOTE: The performance sol ution should al so contain 4, 4-DDT,
pent achl orophenol, and benzidine to verify

injection port inertness and colum performnce.

The degradation of DDT to DDE and DDD nust be

| ess than 20% total and the response of

pent achl orophenol and benzi di ne shoul d be

wi thin normal ranges for these conpounds (based

upon | ab experience) and show no peak degradation

or tailing before sanples are analyzed. (see section 5.5
page 8270C-11).

8.2 Are the enhanced bar graph spectrum and
mass/ charge (mz) listing for the DFTPP
provi ded for each twelve hour shift? [ ]

8.3 Has an instrunent performance check sol ution
been anal yzed for every twelve hours of sanple
anal ysi s per instrunment? [ ]

ACTI ON: List date, tinme, instrunment ID, and sanple

- 16 -
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DATE

anal yses for which no associated GC/ M5
tuni ng data are avail abl e.

TI ME | NSTRUMENT SAVPLE NUMBERS

ACTI ON: If the | ab cannot provide m ssing data, reject

("R") all data generated outside an acceptable
twel ve hour calibration interval.

ACTION: If mass assignnent is in error, flag al

associ ated sanpl e data as unusable (R)

Have the i on abundances been normalized to
mz 1987 [ 1]

SOP HW 22 Rev. 2

A

Have the i on abundance criteria been net for
each instrument used? [ 1]

ACTI ON: List all data which do not neet ion abundance

criteria (attach a separate sheet).

ACTI ON: | f ion abundance criteria are not net, the

8.6

Region Il TOPO must be notified.

Are there any transcription/calcul ation errors
bet ween mass |ists and Form Vs? (Check at | east
two values but if errors are found, check nore.)

[

]

Have the appropriate number of significant

- 17 -
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figures (two) been reported? [ 1]

ACTI ON: If large errors exist, call lab for
expl anati on/resubm ttal, make necessary
corrections and docunent effect in data
assessnments.

8.8 Are the spectra of the mass calibration conmpound
accept abl e? [ ]

ACTI ON: Use professional judgenent to determ ne
whet her associ ated data shoul d be accept ed,
qual ified, or rejected.

9.0 Target Analytes

9.1 Are the Organic Analysis Data Sheets (Form )
present with required header information on each
page, for each of the follow ng:

a. Sanpl es and/or fractions as appropriate [ ]
b. Matri x spi kes and matri x spi ke duplicates [ ]
C. Bl anks [ ]
D. Lab control sanples [ ]

9.2 Has any special cleanup, such as GPC, been
perfornmed on all soil/sedinment sanple extracts

(see section 7.2, page 8270C-13)? [ ]
ACTI ON: | f data suggests that extract cleanup was not
perforned, use professional judgenent. WMake

note in the data assessnment narrative.

9.3 Are the Reconstructed |on Chronmatograns, mass spectra
for the identified compounds, and the data system
printouts (Quant Reports) included in the sanple package
for each of the foll ow ng?

- 18 -
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A
a. Sanpl es and/or fractions as appropriate [ ]
b. Matrix spikes and matri x spi ke duplicates
(Mass spectra not required) [ 1]
C. Bl anks []
D Lab control sanples [ ]
ACTI ON: If any data are m ssing, take action

specified in 3.2 above.

9.4 |s chromatographic performance acceptable with
respect to:

Baseline stability? [ ]
Resol uti on? []
Peak shape? [ ]
Ful | -scal e graph (attenuation)? [ ]
O her: []
ACTI ON: Use professional judgenent to determ ne the

acceptability of the data.

9.5 Are the | ab-generated standard mass spectra of identified
sem vol atil e conmpounds present for
each sanpl e? [ ]

ACTI ON: | f any mass spectra are m ssing, take action
specified in 3.2 above. If the | ab does not
generate their own standard spectra, nake a
note in the data assessnent narrative. |If
spectra are mssing, reject all positive data.

9.6 Is the RRT of each reported conmpound within = 0.06
RRT units of the standard RRT in the continuing

- 19 -
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A
cal i bration? [ ]
9.7 Are all ions present in the standard nmass spectrum at
a relative intensity greater than 10% (of the nost
abundant ion) also present in the sanple nass
spect runf [ ]
9.8 Do the relative intensities of the characteristic i ons

in the sanple agree within £ 30% of the correspondi ng

rel at
refer

ACTI ON:

ACTI ON:

10.0 Tentati vel

ive intensities in the
ence spectrunf [ 1]

Use professional judgenent to determ ne
acceptability of data. If it is determ ned that
incorrect identifications were made, all such
data should be rejected ("R'), flagged "N’
(Presunptive evidence of the presence of the
conpound) or changed to not detected ("U') at
the cal cul ated detection [imt. In order to be
positively identified, the data nmust conply
with the criteria listed in 9.6, 9.7, and 9. 8.

When sanple carry-over is a possibility,

pr of essi onal judgenent should be used to
determne if instrument cross-contam nation
has affected any positive conpound
identification.

y ldentified Conpounds (TICQ)

10.1 If Tentatively ldentified Conpounds were required

for t

his project, are all Forml’s, Part B present;

and do listed TICs include scan nunber or retention

time,

10.2 Are t
i dent
spect

esti mated concentration and "JN' qualifier? [ ]

he mass spectra for the tentatively
I fied compounds and associ ated "best natch"

ra included in the sanple package for each [ ]

of the follow ng:
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YES NO NA
a. Sanpl es and/or fractions as appropriate [ ]
b. Bl anks [ ]
ACTI ON: If any TIC data are m ssing, take action
specified in 3.2 above.
ACTI ON: Add "JN' qualifier only to analytes identified
by CAS #.

10.3 Are any target conmpounds fromone fraction |isted as
TI C conpounds in another (e.g., an acid
conpound listed as a base neutral TIC)? [ 1]

ACTI ON: i Flag with "R" any target conpound |i sted

as a TIC.
ii. Mke sure all rejected conmpounds are
properly reported in the other fraction.

10.4 Are all ions present in the reference mass spectrum
with a relative intensity greater than 10% (of the
nost abundant ion) also present in the
sanpl e mass spectrunf [ ]

10.5 Do TIC and "best match" standard relative ion
intensities agree within = 20% [ ]

ACTI ON:

Use professional judgenent to determ ne
acceptability of TICidentifications. If it is
determ ned that an incorrect identification was
made, change the identification to "unknown" or
to some |less specific identification (exanple:
"C3 substituted benzene") as appropriate and
renove "JN'. Also, when a conpound is not
found in any blank, but is a suspected artifact
of a common | aboratory contam nant, the result
shoul d be qualified as unusable, "R

- 21 -
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11.0 Conpound Quantitation and Reported Detection Limts

NOTE: Aver age Response Factor fromthe initial
calibration is used for quantitation.

11.1 Are there any transcription/calculation errors in
Form |l results? Check at |east two positive val ues.
Verify that the correct internal standard,
quantitation ion, and RRF were used to calcul ate

Form | result. Were any errors found? [ ]

NOTE: Structural isonmers with simlar mass spectra,
but insufficient GC resolution (i.e. percent
val |l ey between the two peaks > 25% should be
reported as isonmeric pairs. The reviewer
shoul d check the raw data to ensure that al
such isonmers were included in the quantitation
(i.e., add the areas of the two co-eluting
peaks to calculate the total concentration).

11.2 Are the nethod detection |limts adjusted to refl ect
sanple dilutions and % nmoi sture in case of
soi |l sanpl es? [ ]

ACTI ON: If errors are large, call lab for

expl anation/resubm ttal, nake any necessary
corrections and docunment effect in data
assessnents.

ACTI ON: When a sanple is analyzed at nore than one
dilution, the | owest detection |imts are used
(unl ess a QC exceedance dictates the use of the
hi gher detection |imt fromthe diluted sanple
data). Replace concentrations that exceed the
calibration range in the original analysis by
crossing out the "E" and it's associ ated val ue
on the original Forml (if present) and
substituting the data fromthe analysis of the
di luted sanple. Specify which Forml is to be
used, then draw a red

- 22 -
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X" across the entire page of al
shoul d not be used, including any
summary package.

12.0 Standards Data (GC/ MS)

Dat e: June, 2001
SOP HW 22 Rev. 2

Form1l's that
in the

12.1 Are the Reconstructed |Ion Chromatograns, and

data system printouts (Quant, Reports)

present

for initial and continuing calibration?

[ ]

A

ACTI ON: | f any calibration standard data are m ssing,

take action specified in 3.2 above.

13.0 GC/MS Initial Calibration (Form VI)

13.1 Are the Initial Calibration Fornms (Form VlI) present
and conplete for the semvolatile
fraction? [ ]

ACTI ON: | f any calibration forms or standard raw data

are m ssing, take action specified in 3.2

above.

13.2 Are all average RRF' s of the four System Performance
Check Conpounds (SPCCs): N-nitroso-di-n-propylam ne
hexachl orocycl opent adi ene, 2, 4-di nitrophenol

and 4-nitrophenol > 0.0507?

ACTI ON: | f no:
CONTRACTUAL - Circle all outliers

[ ]

in red.

Docunment in the Data Assessnent under contract

non conpli ance.

ACTI ON: TECHNI CAL - For any target analyte, CCC or SPCC

with average RRF <0.05
1. "R' all non-detects;

2. "J" all positive results.

- 23 -
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13.3 Is the % RSD for each individual Calibration

Check Conpound (CCC) - Acenaphthene, 1,4-Dichlorobenzene,

Hexachl or obut adi ene, Di phenyl am ne, Di-n-octyl
pht hal at e, Fluorant hene, Benzo(a)pyrene,

A

4- Chl or o- 3- et hyl phenol, 2, 4-Di chl or ophenol

2-Ni trophenol, Phenol, Pentachl orophenol and

2,4,6-Trichl orophenol |ess than 30% [ ]
ACTI ON: I f no:

CONTRACTUAL - Circle all outliers in red.
Docunment in the Data Assessnent under contract
non conpli ance.

TECHNI CAL - AlIl positive hits for that particul ar
CCC nust be qualified "J". If % RSD > 90%

flag all positive results for that analyte "J" and
non-detect results for that analyte "R" unusabl e.

13.4 1f % RSD for one or nore target anal ytes exceeds 15%
is the MEAN of the % RSD val ues for ALL analytes in
the calibration |l ess than or equal to 15% [ ]

ACTI ON: | f yes:

CONTRACTUAL - The initial calibration is
valid and the average RF fromthe initial
calibration is used to quantitate sanple results.

TECHNICAL - If the % RSD is > 15.0% for any

| ndi vi dual target analyte, qualify positive
results for that analyte "J". If % RSD > 90%

flag all positive results for that analyte "J" and
non-detect results for that analyte "R' unusable.

13.5 If the MEAN % RSD is greater than 15% D d the
| aboratory calculate first or second order
regression fit of the calibration curve ? [ ]

ACTI ON:

| f no:
CONTRACTUAL - The initial calibration is
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not valid, Docunment in the Data Assessnent
under contract non conpli ance.

TECHNI CAL - If %9 RSD is > 15.0% for any

i ndi vi dual target analyte, qualify positive
results for that analyte "J". When % RSD > 90%
flag all positive results for that analyte "J"
and non-detect results for that analyte "R"

unusabl e.

NOTE: Anal ytes previously qualified "U'" due to
bl ank contam nation are still consi dered
as "hits" when qualifying for calibration

criteria.

13.6 Are there any transcription/calculation errors
in the reporting of average response factors
(RRF) or % RSD? (Check at |east two val ues but
if errors are found, check nore.) [ ]

ACTI ON: Circle errors in red.

ACTI ON: If errors are large, call lab for
expl anati on/resubm ttal, nake any
necessary corrections and note
errors in data assessnents.

13.7 Do the target conpounds for this SDG include
Pestici des? [ ]

13.8 I f the pesticide conpounds include DDT, was the
percent breakdown of DDT to DDD and DDE greater
t han 20%® [ ]

ACTI ON: | f DDT percent breakdown exceeds 20%
i Qualify all positive results for DDT with

"J". | f DDT was not detected, but DDD and
DDE results are positive, qualify the
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quantitation |limt for DDT as unusabl e,
" RII .

ii. Qualify all positive results for DDD and
DDE as presunptively present at an
approxi mate concentration "JN".

14.0 GC/MS Calibration Verification (FormVII)

14.1 Are the Calibration verification Forms (Form VI1)
present and conplete for all conmpounds of

interest? [ ]

14.2 Has a calibration verification standard been anal yzed
for every twelve hours of sanple analysis
per instrunent? [ ]

ACTI ON: Li st below all sanple anal yses that were not

within twel ve hours of a calibration
verification analysis for each instrunent used.

ACTI ON: If any forns are m ssing or no calibration
verification standard has been analyzed within
twel ve hours of every sanple analysis, call |ab
for explanation/resubmttal. |f calibration
verification data is not available, flag all
associ ated sanple data as unusable ("R").

14.3 Do any of the SPCCs have an RRF <0.05? [ ]

If YES, did the |ab take corrective action as
in section 7.4.4.2, page 8270C-17. [ ]

ACTI ON: | f no:
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CONTRACTUAL - Circle all outliers in red.
Docunment in the Data Assessnent under contract
non conpli ance.

ACTI ON: TECHNI CAL - For any target anal yte, SPCC
or CCC with RRF <0.05

1. "R' all non-detects;
2. "J" all positive results.

14.4 Do any of the CCCs have a %D between the initial
and verification RRF which exceeds 20.0% [ ]

ACTI ON: | f Yes:
CONTRACTUAL - Circle all outliers in red.
Docunment in the Data Assessnent under contract
non conpl i ance.

TECHNI CAL - AlIl positive hits for that particul ar
CCC nust be qualified "J" and all non-detects "UJ"
When %O > 90% flag all positive results for

that analyte "J"and non-detect results for that
anal yte "R" unusabl e.

14.5 Do any target conmpounds have a % D between the
initial and verification RRF which exceeds
20. 0% [ ]

ACTI ON: | f yes:
CONTRACTUAL - Circle all outliers in red.

TECHNI CAL - AlIl positive hits for that particul ar
target conpound nust be qualified "J" and al
non-detects "UJ". When %O > 90% flag all positive
results for that analyte "J" and non-detect
results for that analyte "R' unusable.

14.6 If %D for one or nore target anal ytes exceeds 20%
|s the MEAN of the %D values for all analytes in
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The calibration |l ess than or equal to 20% [ 1]

A

ACTI ON: I f yes:

CONTRACTUAL - The initial calibration is
valid and the average RF fromthe initial
calibration is used to quantitate sanple results.

| f no:
The initial calibration is invalid. Docunent

in the Data Assessnent under contract non conpliance.

14.7 Are there any transcription/calculation errors in t he
reporting of average response factors (RRF) or percent
difference (%) between initial and conti nui ng RRFs?
(Check at |l east two values but if
errors are found, check nore). [ 1]

ACTI ON: Circle errors in red.

ACTI ON: If errors are large, call lab for

expl anation/resubm ttal, nake any necessary
corrections and docunent effect(s) in the data
assessnents.

15.0 Internal Standards (Form Vi11)

15.1 Are the internal standard areas (Form VI11) of every

ACTI ON:

Sanple ID

sanpl e and blank within the upper and lower limts (-50%
to + 100% for each continuing
cal i bration? [ ]

Li st each outlying internal standard bel ow.

IS # Ar ea Lower Li m t Upper Limt
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(Attach additional sheets if necessary.)

ACTI ON: i If the internal standard area count is
out side the upper or lower limt, flag
with "J" all positive results and
non-detects (U values) quantitated with
this internal standard.

ii. Non-detects associated with IS > 100%
shoul d not be qualified.

iii. If the 1S area is below the lower limt
(<50%, qualify all associated non-detects
(U-values) "J". If extrenely | ow area
counts are reported (<25% or if
performance exhibits a nmajor abrupt drop
off, flag all associated non-detects as
unusabl e (R)

15.2 Are the retention tinmes of all internal standards within
30 seconds of the associated calibration
st andar d? [ 1]

ACTI ON: Prof essi onal judgenment should be used to

qualify data if the retention tines differ by
nore than 30 seconds.

16.0 Field Duplicates

16.1 Were any field duplicates submtted for
sem vol atil e anal ysis? [ 1]

ACTI ON: Conpare the reported results for field
duplicates and calculate the relative percent
di fference.
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ACTI ON: Any gross variation between field duplicate
results nmust be addressed in the reviewer
narrative. However, if large differences
exist, identification of field duplicates
shoul d be confirmed by contacting the sanpler.
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